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3CVIII*. R#**»fc*, R'tt, K*R1~8T# 

mas-WLTt-tv^x-rt-rA-^ry-fA^i, 
-l 2T^v-eyii/\o^^, -ho**v4i> 
HBiSt-^LTtJj^xy^^Ty^y-f/m. K 

*^l~8T4M»«:*LTi*vv\aTA-3 
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h # -f 6 («MU*B.BI»feff. 

27 [supple 16] 597-602. 1 995. 

BRAS. 27 [supple 16] 6 03-609. 

1995) . r^e-Hx*i»***fca3vva*. thi 

'sAs'l-M&t T h 2 <N^/t-«B«V<? >*<r?F*m 
•«r*>t>Th2«M«2<Otait:*0. Th 2^ 

*1)bKt~>Tm. «ot. Th 2«fi*ffi*fWfTi> 

[0003] — «C 9M*8*i£: t hoAJBtcjKMtft 

*"r*ta«a»k4-8i«attfe^yct^») 24-4 
Tt>->*&. ♦Bra 1 8E-mmmum*'r*m 

ate phase reaction of the type I al lerVTfe 9 . T 
h 2 "vAvt-HOB • JMW**»< BlfcoT ^* 
*i*J:5C«r->fe (WRtc*. Ucftfi. 27(5). 
564-574. 19 95) . i<0J:3lC. The-ft 

40 ^*rt>0, »fflRJGO*Hty^=.XAt*— TW?Cr 
# A-* f < z.—i-<n 3 ^fcrMKt t * ? * v (tJt 
50 [ 0 0 0 4 ] *JWkOft*«lka«L^(t^W« 
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34 0#. #®$fHB4 68 9 3 38*. SORSfttM 
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»1~1 2T<^*^«±/'»oy>'. = t>Dfctt«tt* 
h * s/UftlE* W LT t, J: V * 7 x -/i^r t^fi / A . 
#*ftl~l 2T«sy*£>m±'\uyy . xha**^ 

'O-tfvaLt.-'xoy^. =ho**v»i4>h^5^Bis 10 

«-*TLT t J: x =/PT/P3#^/U#-A«fc55 
r. R. R'#— ot:2r-»TAD^, -ho* 

[00 25] (8) TiHCVIT*?iiiJCl<orSH» 

(0026] 
Hfcl6] 

S R* N- (ay n— N-"^ 

I0 0 2 71SCV14'. R****4>i:&. R'tt. JKWR 
l~8T»«««-WLT«.Jtlv>Dr^y-f/P«. IK 

flSWtl^l 2T"^>"tf>'«Lh/Noy>', zhDft 
i^ijfh+iJMmLTtiv^xy*^* 30 

^Xr/UKx/i*. HtJWfcl— 8T»««S*UTt.J: 
vvNOTrt^S^/l^x/p*. **ntt**ftl~l 

f»«§-WLT t> J: i»7x:^T^3*s^/Mt=yi'*£ 
0<t. ±tz. R. R , A t -OC^->TADf>' > ~ho 

n«2*W>l 2*>ffl(t*iir*\ 
[0 0 28] (9) TaE3CVIIT55Sfl*5!Clwr5 K» 

Jt«<XO**M»iaK*T*> * . 40 
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2T^^Hf>^Lh/Noy>'. - M3&*mi>h*>* 
»«f:WUT <> J: v»7 x-s^TAo^i^/pjtfi/m* 
R. R'& — ?lzKc~>T'\uyy. — ba 

H8*flW4. n(12*»£>l 2coffl»$riTrr. 
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[004 3 J Xm (6)lZ*i\,xT. *-b7l>-7 (if 
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[0044 j xs (7)tc*v%T. **is*±*>*im: 
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[0045] XS (8) C&ViT. SCII IVHL&**'\ 
D7W5Ht k t, WiS'S-jWHE Otk *.U. N,N— 2 

^ p - bjux.>-xn<*=.n,**i*!£t! ) raD«?-Mfc 

T/PA >««:«v vc «> «fc V*. 

[004 6] XS (9) IZ&\,\T. ^XliOft^WilMai 
#/l>A7*SK. J*fS-A,„ n-TOJi; 

aaiottitf. *awe«^hy^. aawy^A. 

[0047] *J6«W^«IT*5n*TS FSHMfc&tl 

«. *t*a*i. to*. Kg*, asx*. a 40 

mmm. mtm. *m. wjh. aibr. ami. 

?y-A. u-i^v. IStt*K:4r*<*W£ft 
»fc LT(±. K»«. tt^JW. jWWJ. #*? 

w. m&m. mmm. mm. jukjw. 
mm. wntai. jm*,. mmmn 
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(0049) *i*>fc£*fttf *<**fttB«±. n» 

[0050] 

[WtWl *(=~ *JWI«-JOt«fcJ:-5TS^t=f»ifc: 

rati, wt«tcr dit uwtd«o^Hcw 

■r-*tt, I R-X"*? h/W*B*#5E IR-810.' 
H-NMRXt?hA4t Varim ttiity 400 MB Anwra 
tns CfcOWgLfc. 
(00511 (StttMl) 

4 - T 3 - Kyy^^tol,Tg y > ype 
*7»5>M -2-»an-3--H?»yny^ 
2.4-^no-3--ho#yy^o.i 9« (0. 

7 6 8-dI) RtfN- (^>iSlldt*^tjns&=Jl') - 
1. 3 -Ta/ty i^TSy 0.1 6 g (0.768mo1) 
thUX-f-zPTSV 5 ■!«»>» 7 0t:teWRLTl«Wmi 
#Lfc. hyx^TS^t-ISCTW^Lfclft. OfcX 
f-W^OIWL. **. «KMsSO*)tt, Mtr 

n-^^-v-iHH:^ ( 2 : 1 v/ 

v> mtm»tz± o , 4 - c 3 - co'Mi***'** 

hD#y>jV0.27g (0.65 IhoI) fr«fe»3fcfc 

*. 

[00 5 2] »H-NMR (CDC It) 6 (ppa) : 1. 
79 (2H,ro) . 3.35 (4H.m) . 5.02 ( 1 
H.br), 5.18 (2H.s) . 7.15 (lH.b 
r) . 7.37 (5H.m) , 7.57 (lH.t.J=8. 
0Hz) . 7.73 (lH.t.J = 7.8Hz) . 7.90 

(lH.d. J-8.4H2) . 8.21 (lH.d.J-8. 
0Hz) 

[0053] (X*M2) 

3-T5y-4- T3- (^^i/A«^T 

4 - [ 3 - <.^y~;>i>** >>fitm=frT s J ) tu\Z 

iPTSy] -2-^DD-3-=fD*/»J^0.27 
8 (0.651 mo] ) **9J—fi,\ OaltcmiL. » 
*»l«lAt«R©0.22g (0.390M91) fi-lD^K 

«T2«wi«f ufc. racsfr mtuae**-?- h y ^a 

« ( N at SOO ft. JWttiiffT«*Lfc. BKfr^ 

y/ry^9A^o-eh^97-f-l=ftL» ^oojIwp 
i->^-*(300: lv/v) JtSfflBHrJ:*. 3 
-T5/-4- [3- (^V^3f#^iP#XA'TS 

s) rotr/PTsy] -2-?Do+/y^o.i2f 



1 3 

10054] 'H-NMR (CDC Is) 6 (pp.) ; 1. 

76 <2H.m) . 3.30 (2H.ra) . 3.42 (2 
H.q.J=6.3Hz) . 4.21 (2H.bs) . 4.44 

(lH.br). 4. 92(1 H.br). 5. 16(2 
H.s) . 7.30-7.3 9 (5H.m), 7.4 6 (2 
H.m) , 7.89 (2H.tn) 

10055] (9tttM3) 

1 - f 3- ^V^^^^^^t^ J} -r„^ 
y|/1-4-»aD-iH- ^y./u ^ > 

3-TS/-4- [3- isfirt,#-JUT 

s>) me^rsyj 1 2 

* ( 0 . 3 1 2-ol ) fc: h •jXf-A'JtyPr h 0 . 
52.1 (3.1 2-oI) tJDi. 100*CCWILT3. 
5*HMffLfc. B6««rlSffTWiLT. 1- [3- 

<0^***i'*/M?X*r5,') TOtTAO -4- 

?DD-lH->(S^/U,5-c]^yij>0.12 

* (0.304-oD *89tfiBWtfc LT»Jt. cot, 

(00 56] > H-NMR (CDC 1.) * (pp.) : 2 
24 (2H.m) . 3.36 ( 2H, q. J =6. 4Hz) . 
4.67 (2H.t.J-7.0lb) .4.95 ( 1 H. b 
r) . 5.14 (2H.s) . 7.3 1 -7. 39 ( 5H. 
m) . 7.6 2 (lH.t. J = 7.88z) . 7.71 (1 
H.t. J=7.8te) . 8.0 9 (lH.s) . 8. 1 3 
(lH.d.J=8.4Hz) . 8.21 (lH.d.J-8. 
4 Hz) 

10057] (XJtM4) 

1- [3 - (\>i;A^^A*^7sy) rot 

-4-^no-lHH $^/[4.5-c] *y 
'JV0.128 (0. 304-01) tC»{b*«-B« [3 

JSi^ 1 **** BT1 -5WWUt. sea 
av*awctjni^ D D*^T5B»a{L^:. tea 

?S-JU-3 2%Bm ( 1 2 : 6 : 1 v/v) jRibB^t 
•tO, 1 ~ (3-TS^7-otryp) -4-^oq-ih 

- -f s [ 4 . 5 - c i * j y > . mm 6 o .g ( 0 

18 7-01) *«*fiffl*& C<0«,WWHK 

10058] 'H-NMR (CD»OD) * (pp.) • 1 
94 (3H.s) . 2.3 9 (2H,m) . 3.12 (2 
H.t.J=7.8Hz) . 4.82 (2H.t,J=7.2H 
2) 7 .70 (2H.m) . 7.97 ( 1 H.d. J = 8 . 
Ofa) . 8.27 (lH.d.J=8.0Rz) . 8.41 
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(lH.s) 

(0059] (%*H5) 

-c 1 *s>)>-4-t* v^ffi 
l-(3-7S/7oe/H -4-^DD-iH— (S 

<3-r*y70l£»» -1H— fS5TV(4. : 5- 
c] *>"J>-4 lig (0.0455— ol) 
fc8WfUMtt&& (bp : 243~24 5X; (4WK) ) 

(0060] IR (KBr)cri : 3320. 317 
0. 1650 

•H-NMR (DMSO-d.) 8 (pp.) : 1.93 (2 
20 H.m) . 2.57 (2H.t.J=6. 6Hz) . 4. 64 
(2H.t.J=7.0Hz) . 6.55 (2H.s) . 7.2 
6 (lH.t.J = 7.2te) . 7.44 (lH.t.J- 
7.41b) .7.62 (lH.d.J=8.0Hz) .8.12 
< 1 H.d. J =8. Ota) . 8.1 9 (lH.s) 
(0061] (fg*0|6) 

4~ T3- (tert— r^A^.L TSy) top 
>UT$S1 -2-7PD-q-- Kn »y,| Vg ^ t 
2.4-^OD-3-rKD*yy V0.59g (2. 
4 l-ol) &tfN- <tart-7h4&**#=j|,) - 
30 1.3-7t7yt>'iAr5vo.4 2g (2.41— ol) * 
h'JXf/PTSyiO.!*. 7 0T3CJWLT1. 5* 

*<L**-l^lC»WU ft* (Nat SO* ) ftff 

WXU 4 - [3- (tert-rh+^^^TS 
✓ ) Xotr/PTS./] -2-?DD-3-ihD#/y 
V0.6 1g (I.6O-0I) *»fclSA(mp: 159 
~1 6 11C) fcLT#fc. ;^<*r>*HeWJx-*»i 

« (0062] IR (KBr)cr' : 3310. 168 
0. 1 580 

•H-NMR (CDC la) 8 (pp.) : 1.50 (9H. 

s) . 1.77 (2H.m) . 3.27 (2H.q.J= 6 . 
lib) .3.36 (2H.q.J = 6.0Hz) . 4.8 2 
(lH.br) . 7.37 (lH.br) . 7.55 (1 
H.t.J = 7.8Hz) . 7.72 (lH.t.J-7.7H 
*> . 7.89 (lH.d.J=8.2te) . 8.27 (1 
H.d.J=8.4Hz) 
(0063J (XHA7) 
50 t*-t*~*--*Y *i,*»*=JLrT 
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(9) 



1 5 

4- [3- <urt-rh*io*/t^.=juTc/) rot: 

rt^7i/J -2-?DD-3-=hD#>"J>'0.27 
s (0.70-ol) ti^^7iICII»L. «W 
■f [II] • 2**D*0.55g (2.45-ol) tfti 1 

•aaasHBtL*:. ttaw^iKiis^N-T^t-T* 

CAIt. ?an*jMtT2BlHlfU »f» (*«*) . 
£8 (Na,SO«) ft. jSEETJMt €r W£ Lfc. »** 

If^-IMSJCf-zP ( 1 : lv/v) *ii}WHcJ:0. 3- 
rsy-4 - [3 - (terl-:7*h*i'j&;l/aC=./Pr5 
y) rnt;UT;y] - 2-?DD^/ D>0. 1 5g 
(0.4 28-oI) *S8*fel6Afc LT»>t. C<Ot« 

(00 64] 1 H — NMR (CDC la) 8 Ova) : 1. 
49 (9H.s) . 1.73 (2H.m) . 3.29 (2 
H.t.J=6.2Bz) . 3.35 (2H,q. J = 6.0H 
z) . 4.28 (2H.bs) . 4.60 < lH.br) . 
4.75 (lH.br) . 7.44 (2H.m) . 7.87 

(lH.d.J = 7.6Hx) . 7.94 (lH.d.J = 7. 
6Hz) 

cooesj (zmms) 

l - r 3 - < t e r t -7h*i,*ll,tf-,V-r& J ) T 

ohvn -4-^dp-i h->( gr-r r4.5-ci 

3-7S/-4- [3- ( tt!rt.-7'h*r->tj)UK—Jl'T 
S S ) 7ot*7Sy] -2 -^nn^yyyo. l 5 
8 (0.4 28-ol) thyx-f-^;Ph*iW>-hO. 
3 6ol (2.14unl) trtatX. 1 0 0TrC2*ffl$ 
fctSOTCTHMWfL*:. RBa^UfS-jgffiTWi 

U ««fc^y*yn'^5^^o-? > h^57^— tztf 

U ?oo**A->^y-/p (150: 1—100 : 
1 v/v) jMHWHCj: >) . 1 - [ 3 - (tert-r 
«^-^7S/) 7D^] -4-^oo-lH— f 
S^/[4.5-c]*/yi'0.14g (0. 3 8 8—0 
I) fcaeW* (mp : 15 5—1 5 6"C) t LXG 
CI O (, cwftXtmr- * JltlT^Oil 9 T*> * . 
[0066] 1R (KBr)cr' : 3380. 168 
0.1520 

' H — NMR (CDC Is) 8 (pp.) : 1.4 7 (9H. 
s) . 2.22 (2H.m) . 3. 3 0 ( 2 H. q. J = 6. 
4Hz) . 4.68 (2H, t. J=7.2Hz) . 4.7 (1 
H.br) . 7.6 6 ( 1 H. t . J =7. 6 Hz) .7.72 
(lH.t. J=7.6Hz) . 8.09 ( 1 H.s ) . 8. 1 
6 ( 1 H.d.J = 8.4Hz) . 8.2 1 (lH.d.J = 
8.4Hz) 

[0067] (K*M9) 

l-(3-7symtfin - 4-»pp-i H-f * 
^'/f4.5-c1 *yjy<r*Hg 
1- [3 - ( tert - y h*isXriW—JUT S. S ) XofcT 
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-4-^DO-l H—fSrV [4.5-c] *y 
y^50« (0.139wl) ttt&Xf-l^aalg* 
<WU KU7/t'3M3fl»l0.1 lal (1.39bo1) £-* 
tm*Tl BMOTLJt. KeStrtfiETMIL. Btttz 

i N->wwfc7-h y i ixv*****^ 

9 no^A-JkT 5 ESttfiti L . «l(NaiSO« ) ftttff 

***t»)Thyf-*p-M < T«ajmtTOU 1- 
( 3 -r 5^7X1^) -4-^dd- i h — r srv 

10 [4. 5-cl*/*jyi4 m (0.0536-oD 

[0068] IR (KBr)cr' : 3400. 159 
0. 1510 

'H — NMR (CDCh+CDiOD) 8 (pfm) : 2. 
06 (2H.m) . 2.72 (2H.t. J=6.8Hz) . 
2.98 (2H.br) . 4.64 (2H.t.J=7.0H 
z) . 7.57 (lH.t. J = 7.6Hz) . 7.61 (1 
H.t.J = 7.6lb) . 8.03 (lHs) . 8.05 
20 ( lH.d. J-8.0Hz) , 8.1 1 (lH.d. J-8. 
Ofe) 

(0069] (fttHlO) 

1- (3-r$/7Ttert>) - iH-^gy/ra «; 
l- O-TS/mert') -4-^oq-ih-^s 

[4.5-c] VJJ'Uig (0.0 5 3 6—oD 

^T^t-TSBlfcJni. i 5 0*COa»LTlWiff 

30 y*A*»»0.3ol*SD£«ai**»TKl/C. 1 - 
(3-7S/7DKA-) - 1 H-4 [4.5- 
c] VUX-4-7SV8K (0.03 31— ol) % 
£*>fco*)1M*«i. IOt0l5*>fc£1»fc-ftL 

(0070] (Wt«ll) 
5-cl^/yvc^iK 

i - [3- (tert-rh#^*/pji?ryprsy) roe 

40 /U1 -4-^OO-lH— f S^/[4.5-c] *y 
f^3 0« (0.08 31— ol) tCO^TSVlal 
*JD£. 1 5 0T^rftjftLT3IWWBTLfc. JSffTal 
•KO^^/PTS^W^L. lN-«Kfc*m**10 
i«tX-f-UVT2H«iaLJt. *rms*ft*Uttlt** 
*MJ U tt» (NaiSOOtfc. « 

0: lv/v) JtaSWHCfcO. 4-^*7S/-l 
- [3- ( tert - r h * lVX^frT 5 y ) 7De 
50 *] -1H-- TSrV [4.5-c] *yyv3 5« 
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(0.08 1 l-ol) trm&R*(mi>: 17N17 
2. 5TC) h LT»/i. £Wfc<*0#JC¥«Hr-*Uja 

10071] IR (KBr)a-' : 3330. 170 
0. 1 590. 1 540 

'H-NMR (CDC Is) 6 (pp.) : 1. 46 (9H. 
s) . 2.1 8 (2H.m) . 3.2 5 (2H.m) . 4. 
57 (2H.t.J=7.0Hz) . 4.64 ( 1 H. b 
r) . 4.95 (2H. d. J = 5.2Hz) . 6.05 
(IH.br) . 7.26-7.36 (4H.m) . 7.4 
7 (2H.d.J = 7.6Hz) . 7.51 (lH.t.J = 
7.6Hz). 7.82(lH.s). 7.92(2H.t.J 
-8.0Hz) 

[0072] (SOt«12) 

-cH/'jy-4-Tjy^f f ^ ? 

4- <^r5>-l-[3- (tert-nfi, 
^/I^-ZPTS > ) TotA] - 1 H — f f4. 

5- c)V!)>-30ig(0.0695M»l) £4FK3« 

*IWt/T5**7A-«t* [20*] 0. 1 g 

— tiftU ?DD*^i -> ? y — 3 2%lt*? 
(6:3: lv/v) jgflMBhfc 9 B H W K PBB tt fr*. 

TA^y«ST*ft*nxu i-(3-rsyroe 

A-) -1H- (SrV[4.5-c] 
S^7«(0.0 2 9 0»l) frfittgfeRjfet LT» 

100731 (5Ht«13) 

4 - T4- < t^rt -- r K » ; v - /t- T > y> ggg , 

73/1 -2-»DD-^ - KD# y,) VmM 

2.4-^DD-3--f-D^/iJyo.72g (2 
9 7-ol)2lt/N- (tert-rh^^^-A,, - 
l^^-TSyT^O.Sfrg (2.97-oi) 
Ux?-*TS>12.I*. 7 0T;ttnS*l.T1.5*ia 

fc. Sittn -*v^t>- vZf A-i-f ^ ( 1 • 1 v/ 
v)TMJ*a.l— HLTiPBlU 4- [4 - (ter 

t-r N+^^rA'^-/P7's y ) rf-n-rsy] -2- 

^DD-3-Z|.oV^0.97g (2.46-oD 
Hfi»*(mp : 1 2 5—126. 5*C) fc LT» 

[0074] IR(KBr)«r' : 3340. 328 
0. 1 680. 1 540. 1520 
•H-NMR (CDCI,) S (pp., . 146 (9H 
s) . 1-63 (2H.m) . 1.78 (2H.m) . 3' 
19 (2H.q.J = 6.4Hz) . 3.47 (2H.q J = 
6.1Hz) . 4.68 (IH.br) . 6.4 1 (1H b 
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r>. 7.52(lH.t. J-7.7Hz). 7.74(1 
H.t.J-7.8Hz) . 7.91 (lH.d.J-8.4H 
*> . 8.1 1 (lH.d.J=8.4Hz) 
[0075] (Wt«14) 

\-T§/-4- T4- l*skzZhi±^Jk£=JkZ 

4- [4- (tert-rh^^^zyprsy) 
TSy] -2-^DD-3--h D+yiJ>0 5g 
(1.27-oi) ?-x*y-,n 3mitzmmL 
10 fill] •2*HW,l. 0g (4.43«,l) 

^ D n^AT2III«iajL. ft* (***) . ttft ( N 
a.SO*) «. ISETiWU-reL*. B**^y*y 

lex*-* ( 2 : 1 v/v) mtbWiHzXOmtHtot:**. 

-rsy-4- [4- (tert-rM^jpjff^rs 

✓ ) 7>/kT5y] - 2-^DDfyyj/o.i2g 

20 ^HJHeW-F-^iiKnr^^^^ 

[0076] IR (KBr)car 1 : 3270. 168 
O. 1 54 0. 760 

'H-NMR (CDCI,) fi (pp.) . !. 44 (9H 
s) . 1.64 (4H.m) . 3.17 (2H.q.J=6. 
Ote) . 3.27 (2H.t. J = 6.6Hz) . 3.89 
(IH.br). 4. 15 (2H.bs). 4.59 (1 

H.br) . 7.47 (2H.m) . 7.77 (lH.d.J 
= 7.6Hz) . 7.89 (lH.d.J = 7.2Bz) 

too77j (mmmis) 

30 *~ T4- ( t/»rt -TK*-V^ it-.-K^. JIT a y ? ^ 

3-TSy-4- C4- (tert-7-h^*;^^r 
i/) 7f;|,7Sy] -2-^OD^yy^o.l 4g 
(0.384-ol)fcMj x *vP;t/t,M;A>_ h o.3 
2* (1.92-0.) lOO^affiRLTHk 

jy-/l.(150: 1-100: Iv/vJJSaJB^j; 

40 0. 1- [4- (ua-t-rh^a/ptf-^rsy) r 

-4-^OD-ih— (SrV[4.5-cJ * 
^ 012 « (O-3 21-ol) *8»fe»*( m 
P: 14 8-1 5 or) tLTH*:. Z<r>i>0*>M& 

10078) IR(KBr)cr':1695, 1510 
'H-NMR (CDC I ,) * (pp.) :l. 42 (9H. 
s) . 1.62 (2H.m) . 2.06 (2H.n») . 3. 
21 (2H.q. J-6.4HZ) . 4.58 (lH.b 
r>. 4.65 (2H.t.J~7.4te) . 7.66 (1 
50 H.t.J = 7.2Hz) . 7.72 (lH.t.J=7.6H 
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s) . 8.02 (IH.b) . 8.13 (lH.d.J-8. 
4fe) . 8.21 (lH.d. J-8.2Hz) 
[0079] (je*Ml6) 

yT4.5-c1*y»J><T>*tf 
1- [4- (tcrt-7h*~>&ftsiK=jUT$S) 7+ 

n,l -4-^od-ih— f srv t4.5-c]*y 

UfO.lOK (0.267— ol) frflMbjCf-U^alC 
*WU hU7iW4-o|NK0.21al (2.67— d1) * 

£ 1 N-*mfcr r U«>A*»a[2-l2ltfAtt*tJBi 
D D*A-AT5 Hftaj L . *&t (Na.SO<) fifcM 

- u-Ts/rf-rtO -4-^od-ih- f srv 

[4.5-c] *S\ty4 5m (0.1 64aol) *8Hf 

10080] IR (KBr) cr> : 3400. 295 
0. 1.6 70. 1 520. 1 360 2 
>H-NMR (CDC 1*) S (pp.) : 1.51 (2H. 
m) . 1.96 (2H.m). 2.66 (2H.t.J-7. 
2te) . 3.03 <2H.bs) . 4.53 (2H.t.J 
= 7.4Hz) . 7.56 ( lH.t. J = 7.4Hz) . 7.6 
0 (lH.t.J = 7.5lfe) .. 7.9.7 (lH.a) , 8. 
02 ( lH.d.J=6.4Hz) , 8.04 (lH.d.J- 
6.4Hz) 

[0081] (5QtHl7) 

l- <4-rs/r+A,\ -iH- ^g^/r^ g- 

cl^'^-4-7gy^ 30 
1- (4-7S/rf/P) -4-?on- 1 H-W 5^ 
V [4.5-c] VyV40if<0.U6»l) *|f 

rnMiiiuLicAA.. *?./-A'8ai&tfldarFK*r 

V*iT4«ltjBi. 15 0T^affl»LTm»PL 

iN-*i«t^hy^A*jiao.5mitjDifc. was 

^^Uc^y-zt^^WftaLT. 1- (4-XS 
yrf-rt.) -1HH [4.5-c 
4-75>14«(0.0548«»l) *89tt»&l&A 
(mp : 22 7-2 3 0. 5"C ) fc LT»fc. 40 

[0082] IR (KBr) cr' : 3340. 318 
0. 1 650. 1 530. 1400 
•H-NMR (DMSO-d«) 6 ( m ) : 1. 30 (2 
H.br). 1.39 <2H.m) . 1.89(2H. 
m) . 2.55 (2H.t,J«6.8Hz) . 4.59 (2 
H.t.J=7.0Hz) . 6.56 (2H.bs) , 7.26 

(lH.t.J=7.4Hi) . 7.44 (lH.t.J = 7. 
7Bz> . 7.62 (lH.d. J=8.0Hz) . 8.05 
(lH.d.J=8.0Hz) . 8.19 (lH.s) 50 
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[0083] (MM18) 
4-^yi?^T5/-1- T4 - (tert-^K*^ ^ 

*-*>-r$ j ) -r+n,i - iH->f g r>/f4.q- 
cl*y»jv«r>^tf 

1- £4- (tart-7h*-st/>UiK=JUT$/) T+ 
H,] -4-^OO-lH— fS^V [4.5-c 
\)y70mg (0. 187— ol) C0^7Sy2ilt 
Joi. 15 0TCCWILT3BHBIM»Lfc. JSET3M 

<rKO'^rs>'fr«*L. i N-aK&cfMUcfriD 

*M.Jfefc*mrrafe»U Wit (Na.SO*)*, K 
— fcftu ^oo^A-^^y-n- (15 

0 : 1»A) SKiiWrCJ:*), 4-^>^T5-/-l 
- [4- (tert-rr-^^/Wrfr^PTSy) r*A0 

-1H-- f [4.5-c ]*y«;y79« (o.i 

77— d1) taft©* (mp : 1 51 — 1 5 3. 5*0 

a*. '- '~ 

[0084] IR (KBr) cr> : 3380. 331 
O. 2930. 1680. 1595. 1540. 124 
5. 1160 

'H-NMR (CDC 1.) 6 ( m ) : 1.42 (9H. 
s) . 1.58 (2H.m) . 2.02 (2H.m) . 3. 
18 (2H.m) . 4.55 (2H. t. J = 7.4te) , 
4. 55 (lH.br). 4. 95 (2H.d. J = 5.6H 
z) . 6.03 ( lH.t. J = 5.6Hz) . 7.23-7. 
36 (4H.m) . 7.47 ( 2 H. d. J = 7. 6Bz) . 
7.51 (lH.t.J = 7.8Hz) . 7.75 (1H. 
s) . 7.90 (2H.d. J=8.0Hz) 
[0085] (XNEM19) 

1- (4-75/7»A.) -1 H-^fg^r r4,q- 
c]^^;y-4-7S^t 
4-^>iS,l>T-~S-l- [4- (tert-rh^^ 

iij^rsy) -1 h->t =rv [4.5- 

c] VJ>-67u(0. 1 5 0— ol) £<¥K5al(3ff 
ML. *Mft"7>"7.&-KX [20%] 0.1 5 ** 

»i2eiBaB«aaLJt. ratsstrau «et«« 

— CffU ?DD*^->^/-«,-3 2Xit 
(6 : 3 : lv/v) *a»# J: r> BBUfcOtlttS**. 
T*#U«lLTffl**iPEU l-(4-7S/7t 

A-) - 1 H->f s^y [4. 5-c] ^yj^^-T- 
si'^^ o.o 54 8-od *mm&R*bi,xa 

i»fcw)Hjtt«tt. 93KM1 7*Xfc^*fc-RL 
[0086] (9UKM20) 

1- T3- f T4- Cl£2^b2LhAk] =JLzES 
C4.5-c1 4r>"J>— d-Tsv^iA* 
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a) Og (1.1m oD&Vl- (3 

-Ti/rntn,) -ih-> r s^y [4.5-c] * 

yJ>-4-TS^0.24« (latl) S-N.N-i* 
*/PstwW*T5 K 3 0«ltattBL. 1 - ( 3 -itjt+ju 
TS /roe*) - 3 -XrhiMifrXifj 5 K • JSIMB 

(edci ) o.29« (i.5«oi) tajixaan 

?DD^-/?y-rt, ( 1 O : lv/v) T3SH*aj 

Uc. *mie-*«*ra»L. o^tt (Natsoo 

«flET«W»&«*LT. 1- [3- [ (?oqth= 
*•«') r = y] raf/p] - 1 H—f s^y [4. 5- 
c ] * y y >- 4 -r s ^wa^bSHf ;oft& 

I0087]b) a) m^tUil- [3- [ <?o 

DTtf-A-) rsy] rnt/p] -1 h— < srv 
[4. 5-c ] ^yy>--4-T= voa^js* t-x 

u^>-«aaao.i4« <o.4 7 2»i)awwwc 

*HD>>i»48mg (0.566m!) £Jd£. 7b» 

■■Lit. »«!-y'J*^5A^D-7h/77^- 
CftU ^DD^-x^y-^oo: 1—2 0 : 
lvAOMffiftCJtO. 1- [3- [ [4- (x7i 

=jw Mr^> - 1 -tr-xij it'sT-tf-w rs/] :r 

D ^ -1H-- f srr [4.5-c] 

-TS V2 0«(0.0364.1) e«ftfiftMte 

[0088] IR (KBr)cr' : 3320. 165 
0. 1525. 1070. 700 
•H-NMR (CDC1,) 8 (pp.) : 1. 70 ( 2 H. 
m) . 1-86 (2H.m) .2.19 (2H.m) . 2. 
27 (2H.t.J = 10.4Hz) . 2.74 (2H 
»>. 2.98 (2H.s). 3.39 (2H.q.J = 6 
5Hz) . 3.45 (lH.m) . 4.54 <2H.t.J« 
7.0Hz). 5.49(lH.s). 5.60(2H.b 
s) . 7.21-7.36 (lOH.m) . 7.38 (1 
H.t.J=7.2Hz) . 7.51 (lH.t.J = 7.7H 
*> . 7.82 (lH.d.J = 8.2Hz) . 7.89 (1 
H.s) . 7.90 ( lH.d. J = 8.0Hz) 
[0089] <S5ltH21) 

^/r4.5-c1 *y.tv- 4 -rjjv^ 
1- (3-7S/7D^) -1H-- f ( 4 5 

-c] *yj>-4-r$>0.24g (l«ol) * N . 
N-^'>f-^/px.TS F3 0al(amL. T?iJJU& 
7 5*1 (l l-ol)ftVl- (3-^>^TSyr 
OK*) -3-Xf.^/p^^ s H . laaago. 29 



(12) 



22 



*»W9-208584 



30 



40 



9 /-A, ( 1 O : lv/y) ¥4BIHlUfe. 

«*r*»u *at <Natso«) nsnttttm 

#U ^DOiM-A-^^y-A- (8 : lv/v) 1*391 
*CJS 0 Stt*£fttf>. mm&ti&M*)? ootfyw* 

Thu^Ap-hLrrau i - [3- (r^yipr 
sy)mw -iH— fs^v[4.5- c ]^y 

yv-4-TS>0.14« (0.474«ol) ^ 
»* (m P : 1 7 3-1 7 5"C) fcLTWfc. £Ofc<0 

io etiMemT-*imT<»m>)Tt>h. 

[0090] IR (KBr)cr' : 3330. 320 
0. 1630. 1525 

•H-NMR (CDC I.) * (pp.) : 2> 25 ( 2H . 
m) . 3.47 (2H.q.j=6.5Hz) . 4.61 (2 
H,t.J = 7.0Hz) . 5.47(2H.bs). 5.7 
(lH.br). 5.71 (lH.d. J=10.4Bz) . 
6.09 (lH.dd.J«16.8. 10.4Hz). 6.3 

2 (lH.d.J=l 6.8Hz) . 7.33(lH.t.J = 
7.6Hz) . 7.53 (lH.t.J=7.8Hz) . 7.83 

» (lH.d.J=8.4Hz) . 7.92 (lH.s) , 7.9 

3 ( lH.d. J = 8.2Hz) 
[0091] (%*M22) 

1- T3- f ra - fL?-y r .xA>jtK^) zJj-Es 

y/f4.S- c T*yuy -4-T?vj^ t 
1- [3- (T^'JA-TSX) Tot/P] -1H-- <5 
^V[4.5-c] ^yyv-4-7* 5 vo.l2« 
(0.406uol) SrX^y— A-l OBltCJMiU 4- 

(^x^/kxh^vo e^y^v aorao.i 3 8 

(0.42 7«ol ) &tfK**Jfrr> y ^ 38v ( 0 . 

447«d *an X . iwnssaaLfc. ^jnh*«i 
o : i v/y ) jgasB^ci o semtrM^. m*v*tk 

X-^T-hyf-aP-rLTWRL. 1- [3- 

[ [4- (~>'yx.~A-j( h*cis) -l -tr^iji^yyn 

'1/4 A,] TSy] 7oe^] -1H-- f 5*V[4. 
5-c] ^yyv-4-T5>-7 5«g (0.133k,' 
1) £MtfiJB£ (mp : 1 78— 1 8 2X2) fcLTtt 

10092) IR (KBr)cr 1 : 3330, 320 
0. 1640. 1530. 1080. 700 
'H-NMR (CDC1.) * (pp.) : i. 61 (2H. 
m) . 1.84 (2H.m) .2.13 (2H.m) . 2. 
20 (2H.m) . 2.38 (2H. t. J=6.0Hz) . 
2.54 (2H. t.J=6.0Hz) . 2.74 (2H. 
»n) . 5.48(lH.s). 7.21-7.54(11 
H.m) .7.51 (lH.t.J = 7.7Hz) . 7.83 
(lH.d.J=8.4Hz) . 7.9 1 (lH.s) . 7.9 
4 (lH.d. J=8.4Hz) . 8.68 (lH.br) 
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(0093] (991012 3) 

i - T4- (r^u^Tsy) -i h-4 *r 

'/f4.5-c1«»yUV-4-T5>><OAl£ 
1- (4-T5yr^-/W) - 1H-4 S^V [4.5- 
c] ^yi»>'-4-TS^0.2 6« (!■)!) «*N.N 
-^t^ATS F30«l(CWiL. T^'J;HS7 

5/*i d.i— onam- o-^^ra^T-n 
e/p) - 3 -x*-n^A.jK>?-f s h • fisneo. 2 9 g 

( 1 . 5»1 ) tJDiKBT 1 Witt Lfc. RJBSfc* 
trioi, ?ooi!;/u.fcT , lHS&fc:?oo#A'.&-X* 

< 1 0 : 1 v/v) T40ttaiUi. 
*Tilfei»U ttfi (NaaSO* ) tt. «ffT«W$-«* 
Lfc. Hatr^ 'J J* 0-71^57 
U 9UUififirJx-*9 /—fr ( 1 0 : 1— 8 : lv/ 
v)*aiWHCJ:»K 1- [4- (T^Urt-TS/) r 

-1H— f S*V[4.5-c] 
T5>-90mg (0. 29 1 ramo 1 ) SriSWfefB* 
(mp : 1 7 6~1 78X1) k LT»fc. .TWfcOWOfl- 
Jt9«x-^0JaT<Wi 9 T** . 
(00 94] IR(KBr)cr>:3320, 320 
0. 1 640. 1530 

1 H-NMR (CDC la) * (n>a) : 1.6 5 (211, 
m) . 2.04 (2H.m) . 3.40 (2H.q. J = 6. 
7Hz) , 4.58 (2H.t, J=*7.2Hz) . 5.50 

(2H.br). 5. 52dH.br). 5.65(1 
H.d. J = l 0.2Hz).6.O3 < 1 H. d d. J = 1 6. 
8. 10.4Mz). 6.27 ( lH.d.J = 17.0H 
z) . 7.33 (lH.t. J=7.6te) . 7.53(1 
H. t. J = 7.7Rz) . 7.83(lH.s). 7.83 

( 1 H.d. J=8.6Hz) . 7.93 (lH.d.J = 8. 
4 Hz) 

[0095] (Wt«24) 

1- f4- T T4- (Z?'7 = =Jl,jth*>s) -1-^ 

-/r4.5-ci*yu>-4-rs>g>^tf 

1- [4- (T^UA'TSy ) ^f-ZP] - 1 H-4 $y 
V [4.5-c] #yy 5^-4 -TSf8 5re (0.27 
5-ol) *Jt?s>-K>7mUzm*L. 4- (y'7i^ 

t^y^>-«|«B88« (0.288w> 
I) &X/Bm**1-bV<>J*2Smg (0.302»l) $■ 
A*. l*WR31»Lfc. ^jW*J«-?^lLT«!S. ^ffl 

fttfc. ?OOJtvWA-j<*y— (50: lv/v) » 
ffiB»fc: J: 9 mtmtMtb. ««B*«jc— r/PT h y 
f aU-l-LtJTXL. 1- [4- [ [4- (y'7ii 

A-jth^) -l -trt'j-;>-rDn/-(;H ray] 

-lH-f Sf/[4.5-c] VJ>-4 
-T5>'48re( 0.083 2kI) fcSfelB* (m 
P : 1 74-1 7 6-C) t LTWfc. C«>fc<0O*HfcT 
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[0096] IR(KBr)er': 3370. 310 
0. 2950. 1640. 1530. 1090. 75 
0. 705 

'H-NMR (CDC la) S (ptm) : 1.4 8-1.6 
3 (4H.m) . 1.77 (2H.m) . 2.01 (4H. 
■) . 2.30 (2H.t. J = 6.0Kz) . 2.44 (2 
H.t. J-6.0Hz) .2.63 (2H.m) . 3.28 
(2H.q. J=6.5Hz) . 3.37 (lH.m). 4.5 
6 (2H.t. J=7.2Hz) . 5.42 (2H.bs) . 
10 5.47 (lH.s) . 7.21-7.35 (1 1 H. 
m) . 7.5 1 ( 1H. t. J = 7.7Hz) . 7.81 (1 
H.s ) . 7.82 ( 1 H.d. J = 8.0Hz) .7.92 
( lH.d. J -8.0Hz) . 8.58 (lH.br) 
[0097] («tH25) 
1 - T3- f f4- f (4-^007 ^) 
x h**,-\ - 1 -w}V*~ru>xj4M ts yi -r 

D^1-lH-^y/r4.5-c1»>»)y-4 

l - [3- (r^UA-rsy) roe*] -ih-t s 

20 rV[4.5-c]4fyy>'-4-rS>'50«g(0.1 
6 9-ol) tX^y-A-5«lt=»JWU. 4- [ (4-7 

6 ore ( o. i 7 8-oi ) RVBmxm-rbv*r& 1 em 
g(o. 18 6-oD eMtTiBtmsmnLte. ^ms 

( 4 0 : 1 v/v) 9 §Wft «tt« 

[ [4- [ (4-;oa7s2A-) 7xXiUXh#^] 

3o-i -e**y yvro/ty4*o rsy] - 

1 H-4 5 [4.5-c] 4fyyv-4-T5>'4 
0«g (0.06 6 9— ol) (mp : 17 0— 

1 7 2. 5*0 t LTftt:. :#)tW)«?«f-^ 
ttiJlT<0il9'r*4. 

[0098] I R (KBr) cm ' : 3320. 320 
0. 2940. 1640. 1530. 1080 
•H-NMR (CDC la) S (pp.) : 1.5 9 (2H. 
m) . 1.8 1 (2H.m) . 2.1 3 (2H.m) . 2. 

2 0 (2H.ra) . 2.3 7 ( 2H. t . J =6 . 0Hz) . 
40 2.54 (2H. t.J=5.8Hz) . 2.72 (2H. 

m) . 3.37 ( 2H.q. J =6.4Hz) . 3.40 (1 
H.m) . 4.59 (2H.t. J = 7.0Hz) . 5.43 
( lH.s) . 5.4 5 (2H.bs) . 7.2 3-7.3 
4 ( 1 OH.in) . 7.5 1 ( 1 H. i. J =7. 6 Hz) . 
7.83 ( 1 H.d. J=8.4Hz) . 7.91 (1H. 
s) . 7.9 4 (lH.d. J=8.4Hz) . 8.59 (1 
H.b r) 

[0099] <.&SW26) 
l - F3- (ji-^nn ^y^Tjytmtf 
50 >H-lH-^^/r4.5-c Uy>jy-4-7 



25 

i- o-rsyrne^) -ih- < sry [4.5 

-c]*/'JV-4-7$^0.24« (lool) *N. 
BK0.1 1.J (l.lrt)Wl- <3-y***T 

s -/roe*) - 3 -x.+n,tnwL*?4 s k . g&g 
0. 2 9 k < 1 . 5.oi > natsAT 1 mm Lfc. R 

«£*tt*T*JrU (»f ( N ai SO* ) « v «ET» 
Vt*«£Ltz. KmtrJL-r-^^tZJltTbV-f-jL^ 
bLXFm.. 1 - T3- (4-?DD^y^^r 
5^) TOW - 1H- f S^[4.5-c] *y 
i;v-4-T5>-3 0«g(0.0867«ol) frgggg 

or**. 

[0100] IR (KBr)cr' : 3330. 320 
0. 1650. 1 530 i 
'H-NMR (DMSO-d«) * (pp.) : 1.91-2. 
04 (4H.m) , 2.26 ( 2H. t. J -7.4Hz) , 
3-12 (2H.q.J-6.2lb) . 3.64 (2H.t. 
J=6.6Hz) . 4.59 (2H.t.J = 6.8lfe) . 6. 
58 (2H.br) . 7.26 ( 1 H. t, J = 7.4H 
2) . 7.45 (lH.t.J = 7.8lb) . 7.62 (1 
H.d. J=8.0Hz) . 8.03 (lH.d. J = 7.6H 
*) . 8.05 (lH.br) . 8.20 (lH.s) 
[0101] (S«t«27) 

1- T3- T J A - f ^x-jl^K^) -1 -F>e 

VT4.5-C1 y-^ -rg>^ 

1- [3- (4-^DDA.7^/-frt-7Sy) 7Dt 
/W] -lH-> fS^/[4.5-c] *yijj,_ 4 _ T 
$V2 5.g (0.0722—1) , 4- (y7i^ 

r^) tr^y^>.<n M 4 4 Bg{0 ., 44-C)1) 

&tfKtt#y?.&4 Omg (0.28 S>— ol ) fcN.N-£? 
•**|Mwk&TS K3.l*rc. 1 0 0*Cfc:ai8RLT8l* 

ffiU «Si (Na,SO«) «ffT»«$.«£Ufe. 

V***-**;-* ( 1 5 0 : 1-70 : lv/v) ft 

i o Bowutaa^ **b*«x-7^t r y 

r-LT. 1- [ 3 - [ [ 4 - (^ 7x ^p, h 

***-) -l-etu^^y^yt.jrsyjyDe 

-lH-^f5^/[4.5-c] #yyy- 4 _ T 
5^1 5« (0.0260-oD *eft»3fe(m P : 1 
5 8-16 2.5t:) &LT#fc. ^Ot^O^BtW 

[0102] IR (KBr)er< : 3200, 164 
0. 1 530. 1 O70. 700 
'H-NMR (CDC1,) S (pp.) : 1. 62 ( 2 H 
«>. 1-77 (4H.m) . 2.10 (2H.m). 2 .' 50 



10 



20 



40 
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1 9 (2H.m) . 2.29 (2H.t. J-7.0te) 
2.34 (2H.t.J-6.4te) . 2.69 (2H. ' 
«> . 3.35 (2H.q.J=6.5Hr) . 3.40 (1 
H.m) . 4.58 (2H.t.J = 7.0te) . 5.45 
(2H.bs). 5.47(lH.s). 7.19-7.3 
4 (1 lH.m) .7.51 (lH.t.J = 7.7te) 
7.82 (lH.t. J=8. 4fe) . 7.92 (1H 
«) . 7.93 ( 1 H.d. J =8. 21b) 
10103] (JQM28) 

L 

l-(3-7S/7oe*)-iH-^s//[ 4 5 
-c]V'JV-4-7Syo.32g (1.3 3-dI) 
f:N.N-i?X^A^!^T5 K4 0«ltaBSL 5- 
^OQSWHO.I 5.1 (1.46»l)fttfi- (3- 

^•f-/ursy7-ne/u) -3-x-t/p*a.#^v s k 
•fflwo.38g(i.99«,i) ^aniaariwi 

WWS. !»X^A'T2l3S4tC^ 
DD*^->?y-A, ( 1 0 : lv/v) T2B»ajL. 

*««t«Mcra»L. •BMNaiSOO* 
«***BETW*U:. «»*x— rA>TbV+*.l^- 
rLTJTlU 1- [3- (5-?on^^^,i, 
7*V)7oe*] -lH—fStTVU.S-c]* 
^-4-7SV0.16g (0.445«ol) 

[0104] IR(KBr)cr':34 7 0 . 3 2 9 
0. 1 6 50. 1 52 5. 1 39 5 
*H-NMR (DMSO-d.) * (pp.) : 1<62 (2 
H.m). 1.70 (2H.ni) . 2.00(2H.t.J = 
7.01b) . 2.12 (2H.t.J=7.4Hz) . 3.12 
(2H.q.J = 6 .3H2) . 3.62 (2H.t.J = 6. 
21b) .4.59 (2H.t.J = 6.9Hz) . 6.6 1 
(2H.bs) . 7.2 6 (lH.t. J = 7.6Hz) . 7 
45 (lH.t.J = 7.8Hz) . 7.63(lH.d.J = 
8.41b) . 7.98 (lH.br) . 8.04 (lH.d. 
J=8.2Hz) . 8.21 (lH.s) 
[0105] (50tM29) 
1 - F3- r T4- _! 
V^V^-r ,4 »A /] -rr. ea,] - , H — y * 

1- [3- (5-?nD;K^/^7 S/) 7Dt 

-lH-^S^vT4.5-c]#yyv-4-T 
S>50«(0.139-d1), 
*^) t^yi/v . « Kfi4 2 « ( 0. 1 3 9»l ) ft 
VDat^y^ 58l g (0 .4 17B1D|) f-N.N-^jt 
££*4^TS F3.l«trc. 1 0 O^ASRLT 7HHH 
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^OQjItjWA-y^y-lP ( 100 : 1—70 : lv/ 

v) mmm^izx o m«Ntx-f^ 

?h»+*l'-hLXiPRL. 1- [3- [ [4- {!? 

s>] roe/t/] -iH— f 5rv[4.5-c)*y 

'jy-4-Tsy20« (0.O338k>I) 
*(mp : 15 2-1 54T:) t LT»fc. Ztohexn 

[01 06) IR (KBr) ca -i : 3330. 320 
0. 2940. 1640. 1530. 1070. 700 10 
•H-NMR (CDC Is) 8 (ppa) : 1.50 (2H. 
m) . 1.64 (2H.a).1.69 (2H.m) . 1.84 

(2H.m) . 2.08 (2H.m) . 2. 1 9 (2H. 
m) , 2.20 (2H.t. J = 7.4Hz) . 2.30 (2 
H.t. J=7.2Hz) . 2.70 < 2H.ra). 3.36 

(2H.q. J=6.5Hz) . 3.4 1 (lH.m) .4.5 
7 <2H.t.J = 7.0Hz) . 5.45 (2H.bs) 
5.49 (lH.s) . 5.94 (lH.t.J = 5.8H 
*) . 7.21-7.37 (1 lH.m) . 7.52 (1H. 
t.J = 7.7«z) , 7.83 (lH.d.J=8.4Hz) , 20 
7.90 (lH.s) . 7.92 ( 1 H, d. J — 8.41b) 
(0107] (XJtM30) 

1- T3- (f,-7a*^*- +sjn,7$J) -me 
jH-lH-^f/f^'S-r Uy.lw-T 

l- (3-rsyroeA-) -ih- f srv[4.5 

-c] */»J>'-4-rS>'0.24g ( fcN. 
N-^^/l^/UATS H3 OilldHU 6-ro* 
ftTuyWkO.T. 1 g ( 1 . laaol ) Ml - (3-^> 
f-A'TS /roKrt') -3-X^^^-f th'-8 30 

ttso.29 8 u.5a»i) man, sariwtffL 
fc. Risat:Affl*^jDi.iwftx^/pr2eiteaL. <e 

«(Na.so,)(|. *ET***W*W:. »**x 

-t^/V-? t>lz*CT h h LTfrTKU l-[3 

- ( A-rsy) 7Dt*] -1H 

(0.12 Oaaol ) iR&&B*b LT»*. wOtO 

10108] IR (KBr)tr' : 3330. 320 
0. 1 540. 1 540. 1 395 40 
•H-NMR (DMSO-di) 8 (pp.) : 1.36 (2 
H.ro) . 1.52 (2H.m) , 1.70 (2H.m) , 
2.00 (2H.m). 2. 1 0 (2H.t.J = 7.0H 
z) . 3. 1 1 (2H.m) . 3.60 (2H.t. J = 6. * 

*#WHfc£* 0.2 s 

V+K*y*S9VU-b (SP-20) 2.0g 

S'nt^t-fyrDeiKiPM) 0.4 s 

7.4 g 

10.08 

101 12] sora^UiVA-t'^j^y?^-**)*!* (sp-20) 2gc**jnt£%o.2g**£iB 



*8Hz) . 4.59 (2H. t. J -7.0Hz) . 6.56 
(2H.bs) . 7.25 ( 1 H. t.J-7.4Hz> . 7. 
44 (lH.t. J = 7.4te) . 7.62 <lH.d.J = 
7.8te) . 7.95 ( lH.br) . 8.03 (lH.d. 
J=7.4Hz) . 8.20 (lH.s) 
[0109] (%*M31) 
1- T3- T T4- fv7.-^^^) 

f 4 . 5 - c 1 * y ii V-^ -T? XTWH* 

l- [3- (6-ro*^iry-fA.TS>') me 

JW -1H — fSrvT4.5-c] #y>jy-4-7 
5^4 5ag (0. 1 OSaol ) . 4- (W x.—}V* Y 

aiertse 5a* (0.21 5mbD & 

VJttfcfry7A59ag (0.430mI) frN.N-^y 
fA*^A7S F3al4>. 1 0 0"C«nSfcLr8BHaBl 

Rl6*(^c$-10i^ood;^T , 2H*ajL. 
•01 (Na,SO.) ft. *ffTS«$-«*L*:. OS* 

A-^y-A- ( 1 5 0 : 1—70: lv/v) 

-hLTTOU 1- [3- [ [4- (S>7*=rtoM* 
-1 -W)i?>+**'*S4b'1 T5V] rnt 

a-] -1H-- f srr [4.5-c] #yyv-4-r 

Sy28«(0.0462«»l)fri«6»*(mp: 

151-1 5 5X:) t Lxntz. Z.<r>t><r*)toil&tlW 

(0110) IR (KBr)cr' : 3330. 294 
0. 1630. 1540. 1070. 700 
'H-NMR (CDClj) 8 (pp.) : 1.31 (2H. 
m) . 1.48 (2H.in). 1.63 (2H.m). 1. 
70 (2H.m) . 1.86 (2H.m) . 2.07 (2 
H.m). 2.17 (2H.t,J = 7. 61b). 2.20 
(2H.m). 2.27 (2H.t. J = 7.6Bz) . 2.7 
1 (2H.m). 3.37 (2H.q. J = 6.5Hx) . 3. 
42 (lH.m) . 4.57 ( 2H. t. J -6.8Hz) . 
5.45 (2H.bs) . 5.50(lH.s). 5.62 
(lH.t. J=6.0Hz) . 7.2 1-7.37 (1 1 H. 
m) . 7.5 3 ( lH.t.J=7.7Hz) . 7.8 3 (1 
H.d. J = 8.4Hz) . 7.90 ( lH.s) . 7.9 3 
( lH.d. J=8.2Hz) 
10111] (3BWH32) 

mm : tt'tiWttz&tt&wmzuTcoxmz*. 



(16) 
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m> 0.4 gtjoifctt. mzu&m* (8or> lt 
loi i 3] <it*ni) 

888 1 5trae«<o*irc^«Lfc-f s** fo. s« 
trjoiiwTjWfLfc. c/lc. m*mm (8 or) lt 

(0114] (Jt««2) 

0. 1 2%»yTV*vmm (->*s*m*) 

MBBU:. 

[0115] (£*M33) 

< 1 > teams 

#*3 0 0-$0 0«<D»*, Hart I eyXCA^ 
,l> (*Aft:>^«J-) *«BUfc. HB^T. 
I s h i it (Haunyn-Schaiedeberg's Arch. Pharsaco 
1.. 332.219-223. 1986) CJS 0#*S*l>»5o6*-«fc 

ttE9 IM*«*fc*T>T«2~-3.s*>«*«W 
fc. «**t3 7t:(CjBaL^SaW (ICrd* bicarbonat 
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mL&tonm&. ( I Ca.«) «rOT«« 1 CJjrf. *3t 
W22. 24. 27. 29aif3 1<0ft^Wiy 7x > 

t f? s ytnmtz 1*9 5 >«***<iwiu:. 

I0 119] 

Ml] 



10 



1 (UNto* 


*fcx^5 i^jyf (IC..) 


1 -f 5 ** F 




I U?7x>t F55> 


1.5xl0*»M 


JKttM2 2 


3. 4X1 0"M 


*)M2 4 


4. Ox 1 0-*M 


WWI2 7 


1.9xlO"M 


«M2 9 


3.4xlO-»M 


XM31 


2. 2xiO-'M 



NaCl 118.1* CaCI, 2.5aM, K 
H»PO« 1.2* KCI4.6* MgSO< 1.0 
■M. NaHCOi 25m. glucose H.IM, p 
H : 7.65) **fcL*:l Oliver ^SRfptags 

u 9 5%ot. 5%cot<wte#x*mai.Lte. m* 

**Jfflft»* lgiU -t«»RffiIASWkt«* F 7 
VXf\x-U— (NEC San-«i.Type 45196A) 
E*7^(NEC San-ei.Type 1236) ZitLXJy 
9m\s?+1-y- (RIKADENK1 B-50) ±lZ%MLtl 
10 I 16]«*ttlQ6l incubation LTa^bX* 
5^(1 0-M) *a*LTflaM05*»fc. 

tO 1 1 7] t**S>ZJIMHKiifcll***^ < § 

«K(l--fm^-lH->(S/»/[4 5- 

t=JSW (DMSO<OV^jraS»^rco*|iaUBiO. 
1%) Lt:. 

[01 18] (2)ft* 



[0120] (9910134) 
MWi49tt<0Ba 1 b/e"?«>.x (If) tB*^l/7 

» (*) ^OH^uinomkmotticiaucftL 
[0121] or-tsMmnmm 

0. 9%*fc^ F 'J «7A*»«2 OalC^t s «7 
— (Dermtophagoidespt cr oi iyaH lnus : International B 
iologieals.Inc.;lot.llo.l4679) 1 gfcjKfflU 3 0il 
*>**irMX;jr-rF<=»U *»T, 4000-45 
0 0n>.T**s;-MXL*: (JWMrFT**i^X 

■t-JXLH) . *«^7-^XL«:»iK$-5 0.l<OiMttf 
» t=*U SaT3 5 0 On»T54HSB8«-frH. hg* 
(JgHA) . wOHfft2BMiO* 
fCfcCfcoT. S«B. *»C«r#fc. ««* <RO 

*) r+a-a-fruwwr* iBXtmm ■. c 

ellulose Tubinng) <C. SfcA. B. C **«VttU|A, 
U 4 -CT-0 . 9 %m{t->- h <J *>J**mi&iZMLX- 

a«f*fir->fe. i8«IIT». J8SA. B. C0)9> 
'*?X*i:?W7JZ**vb (Protein assay Reagen 
t BCA Kit : PIERCE. Inc. ) TSfegL. ^^OjKSt 5 O 
O^g/BKO^wt^iUlStC^i^t, 0.9%tt(t^ 
40 ^y^*«WrC38«L^. Citt<03«««-a*LT 

l Ssi^-tniT^reuvf-i-rci osir-^^HtL. 

L/C. wOSaiifltffl^ix— 80-CT- 

[oi 22) o*m&tm& 
50 [oi23jaasfcrtj@a^2iB»t:. o.9x«ft 
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•r h y «>^>*ig»r 2 o o un/mi <n9>n9W*XMm. 

(0124] a&rniem&vimm*&)tBm 

Sfi4 86$fi9ftCSttJRE3(C J: 9^*S-IWRLW*tf> 
&J»«rM«Z'K v-*>^Ui«#*«W>Clc«H* 
tc&HJrflJSrLfc. BCUi&ftttl 0 %«Ht*;PV y 
MHHE O--V^01 5alafttffftH> CAfll H 

tujgatciarLTiHjeL^. ease LtzBumi* imtz 

Lte#->X'<7 7< >Wft&£ft. /kMfcftfettL*: 

kIH«2«±*<02*J»T?Tofc) . 

■»* (4 0 0/3) T. ia*lca3£9a8MSft* 

tt*ut. km (ftmt**) triiwwwiiaT^ 
[oi 2 5] ««*(%) = ( (xtm^ntnmot 

ft) > XI 00 

( O 1 2 6 ] «*«*«*OJO! 

(0 1 27J 

ttftft-S- (ftitfifttt : Occlusive dressing technique* 

K2 
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10 



20 



* (ODT) ) 

m («*«:£*) omhwi. iH&o9JS~?»tfc*a-** 

-C4ClWft«-TU3crfg^C SStt(*S&ff#*<M*: 
2oR»Cll*Lfc. JWi»«-|I5J:3^rr 
Tfc«l»fMDH7 7* (Johnson ft Johnson IEDICM. IN 

*Lfc. «^ftl±-eS^0 5 0s«fcL. 
-;Wi£tTOJ: 3CSSSB Jr 0 3 BISEU3 Lfc. 

(01 2 8 J SMKB-IBBB (Sfifflfft) -3EBSEB 
(lt3B) 

[0129] (2)ttft 

2%4S**K««. «tt"Ht£*tf>25iaM». 0.1 

> * r>*ft i: FWHJLhfcfWI Lfc. 
[0130] 
[*2] 







NMtd/o) 


9MBCK 


*■£ 




0.83±9.33 




ftftft* 










8118*129. 96 




2*-f mnm 


164. 8* 88.28 


70.87 


W8.«2 2©(t6% <2Kft*> 


287. B± 88.76 


84.29 


0. 1 2 XBWK* / ^ */>W^ 


281. «± 80.64 


48.67 



[0131] 



* * [«3] 



[ ut*mm 






mmpco 




i2.eo±s.oo 




mtmm 

r-wtM 








mntm (««> 




371.42* 71.02 




XIM2 2«><c*« (2Ktt«) 


317. 40± 88.51 


41.46 


4 (2Nttff) 




61.8C± 1L34 


83.38 


MH2 7©ft#« (2M0C*) 


335. 60± 87.11 


38.58 


WM»2 9©ft#49 (2XU) 




382. 00± 87.71 


3.53 


«#13 1©ft«Hn (2XCtff) | 


159.75±I3L8I 


58.99 



(0132] (3Sft«35) 

2mMsamm 



(ft) xomxLimts^miomnmz93imz»L 



33 

[0 1 33 J OSfr&lfiHB 

-.43(8). P1099.I994) . U&T*,7 
5>- (OVA) 1 ^«t*»YkTA-S-^Ay/V- (aim) 4 

fc. Sfitt20S«a^i OBtttCX— riHp»TC5 
MOVA(20i/i) $-»trmffiWL^. SSCglt 
^<O»»«-pfKfc*>OVA«>ftfe0fc£JI** 

t0 134]O2ffif!K»jatMttg 
OVAT38BT** 1 ^Ht 24«Httt:e-^t^ 

(CMC ) ORfiU «B2 4ttfflfifc2ftHI«Cfin 

%CMCO*t-«4.un:. *LT«T*«J:9«H (tt 
Wk^Hr) fc:J:0W8«s**ajUfc. 
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AB Title compds. I (X = H, halo; m = 1-9; n = 2-12), which show eosinophil 
infiltration inhibition and antihistamine activity, are prepd. Eight 
types of intermediates for I are also claimed. An EtOH soln. contg 0 12 
g 1 - [ 3- ( acrylamino ) propyl } - 1H- imidazo [ 4 , 5-c ] quinoline-4 -amine (prepn . 
given), 0.13 g 4- (diphenylxnethoxy)piperidine.HCl, and NaHC03 was refluxed 
overnight to give 75 mg I (X = H, m = 2, n = 3), which in vitro inhibited 
histamine-mduced contraction of tracheal muscle of guinea pig with IC50 
of 3.4 .times. 10-7 M, vs. 1.5 .times. 10-7 M, for diphenhydramine . HC1 . 
An ointment contg. I was formulated. 



